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A\ e, I. G. Fakhenindustjue Aktien- 
uesellsciiaft, a Joint Stock Company 
organised according to t lie laws of 
Germany, of Frankfurt a/Main, <lo 
hereby declare the nature of this inven- 
tion and in what manner the same is to 
be performed, to be particularly described 
and ascertained in and by the following 
statement: — 

This invention relates to the manu- 
facture. of stable diazo-salt preparations 
from certain substituted aromatic mono- 
amines of the benzene series by diluting 
ttie diazo-solution whiph is obtainable by 
15 diazotising the amine in sulphuric acid 
of at least 75 per cent, strength, with 
an organic liquid miscible with or soluble 
in sulphuric acid, preferably at low 
temperature, isolating the "separated 
diazomum sulphate and mixing the dry 
or almost dry diazonium sulphate, thus 
obtained, with such a quantity of a mild 
alkaline agent as corresponds with the 
sulphuric acid which may adhere 
25 mechanically to the diazonium sulphate 
plus 1 equivalent of sulphuric acid per 
1 mol of acid diazonium sulphate, and, if 
necessary, with at least one suitable 
adjuvant or diluent or both. 

The certain aromatic amines are mono- 
di- and noly - halogen - aminobenzenes, 
nitro - aminobenzenes, dihalogeutoluid- 
ines, dihalogen - aminophenol ethers, 
1 - amino - 4 - methyl-3-halogenbeuzenes, 
1 - amino - 2 - methyl-3-halogenbenzenes, 
l-amino-5-chloro-2-alkoxy- or -aryloxy- 
benzenes, l-ainino-2-nitro-4- or -5-halo- 
genbenzenes, l-amino-4-chloro-3-nitro- 
beuzene , 1 -amino-2-ch loro-4-n i trobenzeue , 
l-amino-2-methyl-4-nitro- and -^-nitro- 
benzene, as well as 2-amino-4-nitro- or 
4-aiuino-3-nitro-l-phenol ethers. 

As suitable organic liquids may be 
named, for example, the lower members 
45 of the aliphatic alcohols and ketones. 

The separated diazonium sulphates may 
be mixed, for example, with the following 
mild alkaline agents : sodium carbonate, 
sodium carbonate, sodium borate or 
sodium acetate, magnesia, zinc hydroxide 
or calcium hydroxide ; as adjuvents or 
diluents there may be used : partly 
dehydrated aluminium or magnesium 
sulphate, auhydrous sodium sulphate or 
metal salts of aryl-sulphonic acids. 
[Frice 1/.]* 
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According to the process described 
there may be obtained solid, stable and 
easily soluble diazo-salt preparations. 
Their aqueous solutions mnv be used with- 
out any further addition for the produc- 
tion of ice-colours. 

The following Examples illustrate the 
invention, the parts are by weight: — 
Example 1. 

22G parts of acid sulphate of ortho- 
chloraniline are introduced, while cool- 
ing, into a solution of 130 parts of 
nitrosyl-sulpliuric acid in 180 parts of 
sulphuric acid of 84 per cent, strength. 
The whole is stirred until the diazotisation 
is finished; thereupon the concentrated 
sulphuric acid diazo-solution thus ob- 
tained, is stirred into (190 parts of ethyl- 
alcohol or //-propyl alcohol, while cooling. 
Immediately the separation of the 
diazonium sulphate begins and is com- 
pleted by cooling to -15°C. The 
diazonium sulphate is filtered and mixed 
with 100 parts of anhydrous sodium sul- 
phate and dried at about 45°C. 250 parts 
of partlv dehydrated aluminium sulphate 
of the composition AL(S0 4 ) 3 . 911,0 and 
00 parts of anhydrous sodium carbonate 
are then mixed with the diazonium 
sulphate. 

Example 2. 

102 parts of 2 :5-dichloraniline are 
diazotised with a solution of 133 parts 
of nitrosvl sulphuric acid in 103 parts of 
sulphuric acid of 8(i per cent, strength. 
The concentrated sulphuric acid diazo- 
solution is stirred, while cooling, into 
400 parts of methanol or ethanol. The 
separated diazonium sulphate is filtered 
at -10°C. to -5°C, mixed with 200 parts 
of anhydrous sodium sulphate and dried 
at about 45"C. 240 parts of partlv de- 
hydrated aluminium sulphate of the com- 
position mentioned in Example 1, 10 parts 
of magnesia and 35 parts of anhvdrous iqq 
sodium carbonate are then mixed with the 
diazonium sulphate. 

In a corresponding mauner the 
diazonium sulphates from 2 :3 :4- or 2 :4 :5- 
trichloraniline mnv be separated and 
worked up io form diazo-salt preparations. 
Example 3. 

73 parts of dry sodium nitrite are dis- 
solved in 540 parts of warm sulphuric 
acid of 90 per cent, strength. After cool- uq 
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iufr, 138 parts of ortho-uiiroaniline are 
.traduced at al.out 2U'C. to 20 T ami 

is complete The diazo-solntio,, is then 
5 poured. while cooling, info IWl) parti o 
methanol and the separation of the 

10 ' noi . st r " ,n 'e «itl, a mixture of 150 
Na BO ftr^M'^ composition 
dehvdra e,| alun.iniun. sulphate of the 
com position mentioned in Example 1 

71 r J f ,, {? rotisi "K- with a solution of 
<d ]Mlis „| sod,,,,,, lll(l . ik . in r m t f 

i^'for'S.'"''/ 1 lt ( iS :,ls ° -'«•«•»»»«»«- ti 
ion „f i-i i* l,az( ! ,,s "'ff "Pera tion a so lu- 
20 X ; , . •'- ' ,ar,s /' f ,"i''osyl-.s„lphuric 
per fent. strength. 

iwirS!' 1 "\ " let,ia " ,,1 I mav also he 

used etha.ml, p rop a,,oI. butanol. acetone 

25 nJZ ? r ° , '" a, - , V- , li, ' ui ' 1 ""^iUe with 
25 the sulphurs diazo-solulion obtain- 

in* a 'r,| , '"r p ! cte 'M'i^WHtioi. and hav- 

abou 7\ \ l Z W aC " 1 ro »^nt ration of 
anout it) to. 80 per rent 

W .l: 1 " oI !. C0 " es « for Hie production of the 
30 ,1 azo-salt preparations (he ,,uantit.y of t e 
alkaline ajre.it which has to be added 
TtL 4 1 , ; a, "J Iat «J «P»» the total a«1 d t 
of the hlU-red moist diazonium sulphate 
in a corresponding ,„auiier diazoniuni' 
35 sulphates and diazo^olt prepopol ons Zy 

ub^hZ? fl '° °. tUer 1,alo " e "- or 
substih ted aminoheiizenes, as well as 

from other aromatic amines above named 

Ifcivsng no.v particularly described and 

40 ascertained the nature of our said inven 

turn and m what manner the same is to be 

performed, we declare that what we claim 

J. The manufacture of stable diazo- 



salt preparations by diaa.tisin- a mono ? 
di- or polv-halo^cn:, m in„he I Je.Te a ,i £ % 
aminobenzene, a «lihalo ff entolu dine a 

iiiioio- -., kov\- „r -aiyl„xvb<-nzpiie a I 
aii.ino-y.i,, ro-4- or -O-I.alo^nbcn^ne 

4iitrn r be !' ze " e - l-a»«no-2-methyl- 
4-uitro- or ^-nitrobenzene, as well as n St 

pCol°; f i; U,h °- ^ 4-ami,,o.3-„it. r o-U - 
jWiei c 1 ether „■ sulphuric acid of at least 
>> pei cent strength, separating the 
d.azoiMinn sulpha!,, hy diluting the , ! 
•I»«r.c. and diazo-solution „. ith * n 'i c GQ 
liquid nnscible with or soluble in sul 
Phunc acl, isolating the serrated 
d.azonn,,,, sulphate and mixin^tTe , rv 
«"• almost dry diazonh.m sulphate w th 
the quantity of a mild alkaline al!nt 65 
which corresponds with the snip l .ric ^c d 
mcMdiaiuca ly adhering to the^onium 
sulphate Plus one equivalent of sulphuric 

ol'n e , :. 0 . n % m01 - ° f aH<1 dinxoniuS ^ sul- 
phate and if necessary, with at least one 70 
suitable adjuvant or diluent or both ' ? ° 

f Hie manufacture of stable diazo- 
salt preparations, substantially a 
smbed with reference to any one of the 
Lxamples herein. 16 75 

3. The stable diazo-salt preparations 
when prepared or produced h • tKoSss 
<-f manufacture particularly lescrTbed 
and ascertained herein or b v - an process 

S'reof! 8 nn ° bvi0US Chemical equSSSt 80 

Dated this 13th day of July, 1934. 

ABEL & IMEAY, 
30, Southampton Buildings, 

Londou, W.C.2, 
Agents for the Applicants. 
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